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3) IMNRBEHFERHERDER

FAMIC @ 6 iRER =215/ MR REER A 2011 4F 7~9 HIZERiL7Z.
KRBTV TE, REAEOEREY'E A, B, C & 1 JEZHWT, SRBR0 @2 2 M TREBREI T 7. #
EEDOT T, FREWE A, B IZOWTE, AERS (As, Cd, Hg, Ni, Pb), C-MnO KU C-B,0; Dkl
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3. WRRUVBE

1) IMNREXRRBREERUVETER

(1) FBREGE X O ViER E

FRBRENL S SN L FERBR ARG Z E 3A, 3B, 3C ([TRLT-. A5BRIE B OB AR IOV T IS0
5725-2:1994 (JIS Z 8402-2:1999) 10 % L& | ZHEFHWER T AL, BRAE O/ UEZ IR H T 57280
277> (Cochran) D E J (V7T 7 K (Grubbs) DREAE L, A EKYE 1% T i*ﬁbﬁéhiﬁ#ot.

F3A FEMEMVE A OIL[ERERG R

HE5E (%)
= 1 EREE TLUESTIEEEE VB AR IKERMENN B
PR (T-N) (AN) (C-P,05) (W-K,0)
A 71 1469 1067 1068 999 1005 1356 1353
B 1480 14.80 1078 10.90 1011 1014 1363 1372
C 1458 1471 1062 1087 1010 1012 1336 1335
D 1462 1461 1068 10.66 988 1008 1344 1331
E 1462 1463 1065 1059 1008 10.09 1346 13.63
F 1472 1476 1075 1078 1002 1010 1352 13.63
) AN+ M~ T IAMEIEHHE
PR (C-MgO) (C-MnO) (C-B,05)
A 325 323 0398 0399 0210 0205
B 320 335 0397 0398 0200 0206
C 338 338 0392 0397 0210 0212
D 342 335 0400 0412 0215 0202
E 338 330 0409 0412 0203 0211
F 320 330 0402 0404 0206 0209

D) EFRBR IS ML BR=E O RS (ERR)
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# 3B {EUEWE B L [FIBUBRAS F

B9 E (%)
sy T R FTVATED o R IKTETED Jo R VPN EL
AR (A-N) (S-P,05) (W-P,05) (W-K,0)

A 8.44 8.41 8.07 8.12 6.97 6.97 8.92 8.87

B 8.27 8.30 8.11 8.11 7.01 7.01 8.81 8.84

C 8.26 8.18 8.16 8.19 7.01 6.99 8.95 8.93

D 8.34 8.30 8.13 8.14 7.07 7.07 8.65 8.64

E 8.22 8.17 8.16 8.08 7.00 6.98 8.85 8.93

F 8.37 8.35 8.10 8.11 6.97 6.97 8.81 8.89

(mg/kg)

. OF AR A KR o
WRED ) (cd (Hg) (N

A 241 241 5.92 6.09 0895 0870 459 45.4

B 248 2.32 5.95 5.93 0885  0.889 473 473

C 230 2.40 5.56 574 0833  0.846 46.9 473

D 238 2.45 6.06 6.10 0804  0.838 474 479

E 241 241 6.01 6.05 0892  0.880 48.1 474

F 2.42 2.51 6.01 6.06 0.858  0.849 45.1 45.6
A" “

(Pb)

A 263 25.1

B 26.9 25.8

C 257 26.3

D 24.6 26.2

E 274 28.0

F 25.9 26.7

D) RIS 7B E DR S (IEARF)

# 3C FRMEYIE C 3L RS

HE&EHE (%)

) EReE D AR PR S AR
HERE (T-N) (T-P,05) (T-K,0) (T-Ca0)
A 415 420 793 798 0145 0148 255 256
B 431 433 7.89 7.88 0158 0.158 263 276
C 427 431 824 815 0162 0.166 262 257
D 408 4.05 811 8.12 0204 0203 2.49 2.53
E 3.97 400 791 791 0161 0.147 2.60 285
F 430 427 8.07 8.06 0185 0.192 269 267
T ERER
PR (0-C)
A 312 312
B 30.6 302
C 30.9 311
D 322 323
E 303 314
F 29.7 29.7
1 ( )
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#F3C (fix)

N FTEN) e OF HEITA
AR 5 (T-Cu) (T-Zn) (As) (cd)
A 750 750 1650 1680 98 10.0 271 2.63
B 781 787 1680 1690 12.9 12.8 2.58 2.60
C 792 794 1730 1720 12.6 125 272 278
D 841 875 1770 1800 12.1 12.3 2.78 2.80
E 804 824 1740 1570 113 113 274 278
F 811 817 1720 1740 12.8 13.1 2.64 2.62
paae) KR =y VA=A 0
PR (Hg) (Ni) (Cr) (Pb)
A 0.95 1.00 359 362 566 574 463 463
B 0.97 0.95 36.8 373 68.3 68.7 44.6 444
C 1.01 1.02 384 40.0 752 712 495 486
D 1.04 1.00 40.7 410 67.6 68.5 49.0 49.0
E 0.86 0.97 37.8 379 69.5 69.5 48.7 477
F 0.94 0.92 37.1 372 57.0 557 4.5 437
1 ( )
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FERAR J D SR U7 A, IRRANHEDNS, PHTERYE(R 72 (SD,) , D THIXHME (R 72 (RSD,) , == M5
PEME(R 7= (SDR) , =5 W H- BUFH HE HE(R 75 (RSDR) 25K 4 ITRLTZ.
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HorRat fEIZE ST 0 BBV B HriE O RS EE 23 3 5720 I VB TEsY, RSDRr/RSDR (P) 124
DRHHNAHY. 703, RSDy (P) 1, I E BN HIEE Horwitz 2212 K0k 7-. W8 HorRat i\
T 2 LU Ca—F v/ AL B RO NHIREE O AN L7121,

(3) PEEAHENSOH

e [R) FRBR OO K EIIE O FEERFE S w13 IS Z 8402-67 8.4.9.3.2 12HEV, JL[FFRBR O P THEHER 7 (SD,),
2 [H] PR B Y 22 (SDR) , #BREHL (p=6) S O3 BR = CO UM T T (n=2) 75, (a) KR 7z
EEIED ANHEDNSIL, JLRATEDNES (Uosw) &L, FEERTENS () 1B ERE () 23U TRk ((0) ), A%
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4 FFHEYE A, B, C OIL[EIFRERBGE DT il 5

sppal 3) 7)
BB 2%3? o wgrmes’ snt KO sp RO Hoa?

(EEEYEA)

EHFReE (T-N) 6 1469 9% 006 % 0.04 % 03 008 % 0.5 0.20
TUoE=THEFR (AN) 6 1072 % 0.06 % 0.08 % 08 010 % 0.9 0.33
SEMYAEE (C-P,0s) 6 10.06 % 0.04 % 007 % 0.7 0.07 % 0.7 0.25
KIEMEMNE (W-K,0) 6 1351 % 0.10 % 0.07 % 06 013 % 1.0 0.37
EEMEE L (C-MgO) 6 333 % 0.04 % 0.04 % 1.1 0.06 % 1.8 0.54
M= A (C-MnO) 6 0402 % 0.005 % 0.004 % 1.0 0007 % 1.6 0.36
<EMEIFHFE (C-B,05) 6 0207 % 0.002 % 0.005 % 24 0004 % 2.1 0.42
(= #EW)'EB)

ToE=THEFR (AN) 6 830 % 007 % 003 % 04 009 % 1.1 0.37
FVEMED AVBE (S-P,0s) 6 812 % 0.02 % 003 % 0.4 0.04 % 0.4 0.15
KIEMED AVBE (W-P,05) 6 7.00 % 0.03 % 001 % 0.1 0.04 % 0.5 0.18
KEEHEIE (W-K,0) 6 884 % 0.09 % 0.04 % 04 011 % 12 0.42
U (As) 6 241 mgkg 003 mgkeg 006 mgkg 26 006 mgkg 2.4 0.17
AR A (Cd) 6 596 mgkg 0.13 mgkg 007 mgkg 13 017 mgkg 28 0.23
7KER (Hg) 6 0.862 mg/kg 0.023 mgkg 0014 mgkg 1.6 0.029 mgkg 34 0.21
=L (Ni) 6 46.8 mgkg 09 mgkg 03 mgkg 07 1.1  mgkg 23 0.25
# (Pb) 6 262 mgkg 07 mghkg 07 mgkg 28 10 mgkg 37 0.37
(EHEWEC)

EHREE(T-N) 6 425 % 0.08 % 002 % 05 009 % 22 0.68
D ABEAE (T-P,O;5) 6 797 % 0.07 % 001 % 0.1 0.09 % 1.1 0.37
e 4 £ (T-K,0) 6 0159 % 0.007 % 0.002 % 14 0008 % 5.1 0.97
R4 B (T-Ca0) 6 250 % 0.06 % 002 % 07 007 % 29 0.82
ﬁ%&%ﬁ»%(o-c) 6 307 % 02 % 025 % 0.8 033 % 1.1 0.59

428 (T-Cu) 6 810 mgkeg 22 mgkg 84 mgkg 1.0 270 mgkg 33 0.57
ﬁf’\é\%(T Zn) 6 1700 mgkg 21 mgkg 161 mgkg 09 280 mgkg 1.6 0.31
ONE (As) 6 13.0 mgkg 03 mgkg 0.14 mgkg 1.0 038 mgkg 3.0 0.27
AR 45 (Cd) 6 270 mgkg 003 mgkg 001 mgkg 04 003 mgkg 12 0.09
7k $R (Hg) 6 1.09 mgkg 004 mgkg 001 mgkg 12 0.05 mgkg 5.0 0.31
=% /L (Ni) 6 386 mgkg 05 mgkg 014 mgkg 04 0.65 mgkg 1.7 0.18
21 (Cr) 6 621 mgkg 19 mgkg 077 mghkg 12 233 mgkg 3.8 0.44
£ (Pb) 6 480 mgkg 05 mgkg 044 mgkg 09 0.66 mgkg 14 0.16

1) IR EBRE R 6) EMFHIZERZE
2) FHE (n =B ELPHTRERQ)) 7) EHEBEHEERE
3) JEETRHEE (BEFRE(k=2)) 8) ERMFH HorRatfl (7272L., Z&1#)

4) PHTEERZE 9) KHD%IT, E w5y FE% RSDEERS)

5) PHTHMEERZE

2) PBIMZEMEDRHIRE MO

FEMEME A, B, C ORSAEFER ERFOFRREESE K OV 1 X% 2 4% O /NBUIL R 0O SR i 5 0 N & E
PERRBR ORI S Foa 2R 5 1R LTz, Al TFEE L C, EGREER & R L [F R E GEREE) &2 D1 30% 2
1% O/ NI R BB O EAIE D FEZ ST JIS Z 8402-6” 8.4.9.32 A#BEIZK (o) ICIV A EHEM
Ex{THT-.

70E, PRALME OEAE AT XX, FRAEE % E B o I RRBR A D 1) (3) 2 (a) ERIBICGRER 5k
(p=9~12))§ﬁjéﬂf:%>0)f“%é.

ZFORER, ETORIHNNCBNT, u—mlls = 2.0 2720, FEAETROLN2H o7 ZHUCEY, 83E
ERRENOIEEEYE A, BIE 1M, BEEWE C %2 M, BEERTITELE CTholo L7z,
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PIERE: |u—m] s = 20+ FETRN(ZE) |p—m) s = 20 -HAETHL(RLIE)
lu—m|s -+ (c)

S = [ttcpa? + tmend? : FRRENE /I HURE R BRI £ B

(TR0 1}

Ucrm: PR DOEEEAFEDS

m /BRI AR o O K i

Uneas:  /IBUBEIERIRRBR AR O M OIEAE R S (1) 3) HK(a) ITKH )

5 LEMERBROFAMmRE R

RREE R E RO SRR 1 NI RIS R (2011489 ) 2T PR
= i =ppa?) —
BT 2R ) e B wew N
(FRHEMHEA)
EFLE (T-N) 9 1471 9" 0.04 % 6 14.69 % 003 % 0.02 0.05 038
ToE=THEER (AN) 10 10.66 % 0.05 % 6 10.72 % 003 % 0.06 0.06 1.10
SEHED AUEE (C-P,05) 11 10.05 % 0.04 % 6 10.06 % 002 % 0.01 0.04 026
AKEEHEIE (W-K,0) 11 1359 % 0.04 % 6 1351 % 005 % 0.08 0.07 1.20
SEEPETE L (C-MgO) 11 328 % 0.02 % 6 333 % 002 % 0.05 0.03 1.46
VB~ (C-MnO) 9 0403 % 0.003 % 6 0402 % 0.002 % 0.001  0.004 0.34
JEMEIFOFE (C-B05) 11 0.209 % 0.002 % 6 0.207 % 0.001 % 0.002  0.002 0.82
(EEMHEB)
ToE=THESR (AN) 11 838 % 0.03 % 6 830 % 004 % 0.08 0.05 1.54
FIETED AR (S-P,05) 10 810 % 0.01 % 6 812 % 001 % 0.02 0.02 1.21
IKEEPED VB (W-P,05) 9 7.00 % 0.02 % 6 7.00 % 002 % 0.002  0.03 0.08
AKEHEIE (W-K,0) 9 885 % 0.04 % 6 884 % 004 % 0.01 0.06  0.14
U5 (As) 11 236 mgkg 005 mgkg 6 241 mg/kg 0.01  mgkg 0.04 0.05 0.83
VA EN(e)) 11 6.04 mgkg 005 mgkg 6 596 mgkg 0.06  mg/kg 0.09 0.08 1.06
KR (Hg) 10 0.86 mgkg 0.0l mgkg 6 0.86 mgkg 001 mgkg 0004 002 024
:7’7/1/ (Ni) 11 453 mgkg 062 mgkg 6 46.8 mg/kg 043  mg/kg 1.48 0.75 1.96
2 (Pb) 12 262 mgkg 073  mgkg 6 262  mg/kg 033  mgkg 0.01 0.80  0.01
(*ﬁﬁé% 5C)

#(T-N) 12 419 % 0.04 % 6 425 % 004 % 0.05 0.05 1.01
V)/uﬁﬁé%(T-PZOS) 12 799 % 0.03 % 6 797 % 003 % 0.02 0.05 038
fnEE 4 & (T-K,0) 11 0.168 % 0.005 % 6 0.159 % 0.003 % 0.009  0.01 1.54

4 & (T-CaO) 10 255 % 0.05 % 6 250 % 003 % 0.05 0.05 098
AR (0-C) 12 307 % 02 % 6 307 % 0.1 % 0.01 024  0.05
i 8 (T-Cu) 12 810 mgkg 8 mg/kg 6 810 mg/kg 11 mg/kg 0.5 13.61  0.04
i #h2 & (T-Zn) 11 1700 mg/kg 20 mgkg 6 1700 mg/kg 10 mg/kg 0 22,52 0.00
U5 (As) 10 12.5 mgkg 04  mgkg 6 13.0 mg/kg 0.2 mg/kg 0.5 0.40 1.29
FIRIY A (Cd) 12 271 mgkg 002 mgkg 6 270 mg/kg 0.01  mg/kg 0.01 0.02 0.26
kéR (Hg) 12 1.03 mgkg 002 mgkg 6 1.09  mg/kg 0.02  mgkg 0.06 0.03 1.89
=L (Ni) 11 38.8 mg/kg 0.5  mgkg 6 386 mgkg 0.3 mg/kg 0.1 0.61 0.20
71 (Cr) 12 64  mglkg 2 mg/kg 6 62 mg/kg 1 mg/kg 2 190 117
n (Pb) 12 47.2  mgkg 0.7  mgkg 6 48.0 mg/kg 02  mgkg 0.8 0.73 1.05
1) EEMEA, BI20104E9 A | EIEYECIZ200949 A 3) TIE (n=RRBREHO B Q)T ())

) RHTIC OB E R 4) KHO%IL, EREHFE%

3) FRIMZEMBEDEMEAR
FEAEMVE C DA NHAIRIZOWTIE, 2012 4E 6 HEL TV, BEHIZEMERBR O B, AR END 2
HEH D% mxﬁﬁwénm_&b HRIWIREE 1 FELEREL, 2013 4 6 HIZAE L. F=, 2O ZhARNIZE

BENRONY , FAMIC DR — A=\ Hgdk 352 CEHE IS M 22 L 238G &I L.
Wz, BEL ﬂﬂﬂﬁﬁ@ﬁﬁﬁ%‘ IHRIUTIE, BRIHIBRAN 2013426 H £ CHERESN=28%, ﬁ%fwvx IacE
O ETREML.

HE¥EYME A, B @ﬁ’?ﬁlﬂﬁBELCOb\’Cli PRREERR D 1 O Z EMEN MR ST , Bk EF
201346 HELT-.
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REHED TN SIZTDNT
ISO Guide 35:2006 (JIS Q 0035:2008) ®"CliZ, FEFEMEIZATET 5 R SITR W22 E MO R R S % 7 FAfh
THIEEHELEL QDD BLIROIEHEY)E A, B, C@T eNSIT, BIIZEVED RHENSILE FAU TR,
Alal, EFE 2) O BIZe R BR O BT LY, SRREE K QRS OB S COFIMEN RSN -2
LD, RHENSIZOWTIE BT, FREHER ERFOBIEDO FEL L.

4. F&oH

FAMIC I, IEFRGEEHEYE U B L ARIEE FAMIC-A-10 J QML IEEE FAMIC-B-10 3 ONZ {5
TEREENEEL FAMIC-C-09 DA hHIERA FER 357 IR M2 e sBae i L7z, R ERBIL, /b
FUBILFRRBR I L T L 72, ZORBRGERE JIS Z 8402-6:1999 %2 B (ZHGHRITL, Z2E &7 ML 7=
FAMIC-A-10 & O FAMIC-B-10 (2 2WCIEF % 1 45/, FAMIC-C-09 (2 2W I8t 2 4 o258
iy DL EEDFERRS . ZORBRE RIZOWT, RS TRGTS IR e i = (2012
.2 B) DA, FAMIC-C-09 [\ THZMMIIRE 1| FERIFERL, 2013 426 H ETELT-.

NEBFRRRERE e E DFERER Sy DRI EVEZ MR L, AR AZ LV RSRIE T HZ8I28Y, FIHEOF]
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Long-term Stability Examination of Fertilizer Certified Reference Materials for
Determination of Major Components and Harmful Elements:
High-Analysis Compound Fertilizer (FAMIC-A-10), Ordinary Compound Fertilizer
(FAMIC-B-10) and Composted Sludge Fertilizer (FAMIC-C-09)

Toshiaki HIROI', Satono AKIMOTO", Toshiharu YAGI', Etsuko BANDO', Masahiro ECHI',
Masayuki YAMANISHI®, Yuji SHIRAI' and Masato SHIBATA'

' Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department
? Food and Agricultural Materials Inspection Center, Fertilizer and Feed Inspection Department

(Now) Kobe Regional Center

Food and Agricultural Materials Inspection Center (FAMIC) has performed long-term stability examinations to
confirm shelf life of fertilizer certified reference materials (CRMs): high-analysis compound fertilizer
(FAMIC-A-10), ordinary compound fertilizer (FAMIC-B-10) and composted sludge fertilizer (FAMIC-C-09), for
analysis of major components and harmful elements. FAMIC-A-10 is certified for the contents of total nitrogen
(T-N), ammonium nitrogen (A-N), citric acid-soluble phosphorus (C-P,0s), water-soluble potassium (W-K,0),
citric acid-soluble magnesium (C-MgO), citric acid-soluble manganese (C-MnO) and citric acid-soluble boron
(C-B,03). FAMIC-B-10 is certified for the concentrations of ammonium nitrogen (A-N), neutral citrate-soluble
phosphorus (S-P,0s), water-soluble phosphorus (W-P,0Os), water-soluble potassium (W-K,0), arsenic (As),
cadmium (Cd), lead (Pb), nickel (Ni) and mercury (Hg). FAMIC-C-09 is certified for the concentrations of total
nitrogen (T-N), total phosphoric acid (T-P,Os), total potassium (T-K,0), total calcium (T-CaO), total copper
(T-CuO), total zinc (T-ZnO), organic carbon (O-C), arsenic (As), cadmium (Cd), mercury (Hg), nickel (Ni),
chromium (Cr), and lead (Pb). The long-term stability was evaluated by a statistical analysis of the results of a
small scale collaborative study on the chemical analysis of the stock CRMs. Six laboratories participated in this
study. The data reported from participants was performed a statistical analysis of in reference to JIS Z
8402-6:1999. From the result of the statistical analysis, the all certified values of the CRMs was stable for 1-2
years after preparation. The CRMs were expected to be useful for the quality assurance and the quality control in

the analysis of major components and harmful elements in compound fertilizer, sludge fertilizer or compost.

Key words  certified reference material (CRM), compound fertilizer, composted sludge fertilizer, major

component, harmful elements, ISO Guide 31, ISO Guide 35, long-term stability,

(Research Report of Fertilizer, 5, 90~100, 2012)
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